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 146	QUALITATIVE ORGANIC  ANALYSIS
B. Into a small beaker, place 10 g. of iron powder and 5 cc.
of water. Add 1 cc. of 5 per cent HC1, and then 1 g. of p-nitro-
toluene. Stir the mixture with an iron spatula, warming gently to
start the reduction. The mixture should be in the form of a paste,
but to prevent solidification, -1-ec. portions of water may be
added. Finally heat in a water-bath for ten minutes with stirring.
The p-toluidine may be separated by adding 25 cc. of water and
distilling, or it may be separated by extracting the iron paste with
10 cc. of benzene. Note that the product is completely soluble
in dilute HC1, thus showing the absence of unchanged nitro com-
pound.
In the above reduction, difficultly-soluble nitro-compounds may react
slowly. In such instances, 2 cc. of alcohol may be added with the nitro com-
pound.
When p-nitrobenzoic acid is reduced by method B, how may the p-amino
acid be separated? What precautions must be taken because of the ampho-
teric nature of the amino acid?
EXPERIMENT 29
Place 1 g. of p-bromoacetanilide into a small round-bottom
flask and add 15 cc. of a mixture of equal volumes of sulfuric acid
and water. Boil under the reflux for one-half hour or until a por-
tion of the liquid on dilution does not give a precipitate of the
original substance. Dilute the hydrolysis mixture with about 50
cc. of water and precipitate the p-bromoaniline by the addition of
alkali. •
Other reagents for hydrolysis are alcoholic alkali, alcoholic
hydrochloric acid, and strong acids under pressure.
Repeat the above experiment with (a) acetanilide, and (6)
benzamide, in place of p-bromoacetanilide.
Why does aniline fail to precipitate under the above conditions? How
may it be isolated as free aniline? As benzanilide? When benzamide is
used, why must the above criterion of completeness of saponification be
modified?
EXPERIMENT 30
' Dissolve 1 drop of nitrobenzene in 1 cc. of 75 per cent alcohol.
Add a drop of NaOH solution and observe any color change. Add a
small fragment of 3 per cent sodium amalgam and note any color

